Key indicators: single-crystal X-ray study; T = 173 K; mean (C-C) = 0.003 Å; R factor = 0.029; wR factor = 0.079; data-to-parameter ratio = 8.5.
The title compound, C 19 H 27 NO 3 , was obtained by the reaction of (3S,7aR)-7a-hexyl-7-methoxy-3-phenyl-2,3-dihydropyrrolo-[2,1-b]oxazol-5(7aH)-one and triethylsilane using titanium-(IV) chloride as catalyst. In the molecule, the phenyl and dihydropyrrolone rings form a dihedral angle of 83.8 (1) . O-HÁ Á ÁO hydrogen-bonding interactions lead to the formation of a chain parallel to the a axis.
Related literature
For the bioactivity of methyl tetramates, see: Royles (1995 Table 1 Hydrogen-bond geometry (Å , ).
Symmetry code: (i) x þ 1 2 ; Ày þ 1 2 ; Àz.
Data collection: SMART (Bruker, 2001); cell refinement: SMART; data reduction: SAINT (Bruker, 2001); program(s) used to solve structure: SHELXS97 (Sheldrick, 2008); program(s) used to refine structure: SHELXL97 (Sheldrick, 2008); molecular graphics: ORTEP-3 (Farrugia, 1997); software used to prepare material for publication: SHELXL97. 
Comment
Methyl tetramates bearing C-5 methyl substituents are key frameworks found in a number of bioactive natural products, such as dysideapyrrolidone and dolastatin (Royles, 1995) . The title compound, (1), is one of the methyl tetramates which were synthesized when we researched the flexible method for the preparation of methyl (S)-5-alkyltetramate derivatives.
The title compound, (1), was obtained by the reaction of (3S,7aR)-7a-hexyl-7-methoxy-3-phenyl-2,3-dihydropyrrolo[2,1-b]oxazol-5(7aH)-one and triethylsilane using titanium (IV) chloride as catalyst. The absolute configuration (S) of the stereocentre C6 remains unchanged during the synthetic procedure. An X-ray crystal structure determination of the molecular structure of compound (1) was carried out to determine its conformation.
The phenyl and dihydropyrrolone rings form a dihedral angle of 83.8 (1)°. O-H···O hydrogen-bonding interactions lead to the formation of a chain parallel to the a axis.
Experimental
The title compound was prepared by a method based on one described by Jiang et al. (2009) . To a cooled (-78 °C) solution of (3S,7aR)-7a-hexyl-7-methoxy-3-phenyl-2,3-\ δihydropyrrolo[2,1-b]oxazol-5(7aH)-one (0.230 mmol) in dry dichloromethane (6 ml) was added dropwise a solution of TiCl 4 (0.245 mmol), followed by Et 3 SiH (2.3 mmol) under nitrogen atmosphere.
After being stirred at -78 °C for 2 h, the mixture was allowed to react at room temperature and stirred until the completion of the reaction. The mixture was quenched with saturated NaHCO 3 solution. The organic layer was separated and the aqueous phase was extracted with CH 2 Cl 2 (3 × 5 ml). The combined organic layers were washed with brine, dried over Na 2 SO 4 , and concentrated under reduced pressure. The residue was purified by flash chromatography to give (S)-5-hexyl-1-((S)-2-hydroxy-1-phenylethyl)-4-methoxy-1H-pyrrol-2(5H)-one as colorless crystals. Single crystals were obtained by slow evaporation of a petroleum ether/ethyl acetate solution.
Refinement
The hydrogen atoms were positioned geometrically (O-H = 0.84Å; C-H = 0.93, 0.98, 0.97 or 0.96Å for phenyl, tertiary, methylene or methyl H atoms respectively) and were included in the refinement in the riding model approximation. The displacement parameters of methyl and hydroxyl H atoms were set to 1.5U eq (C,O), while those of other H atoms were set to 1.2U eq (C). In the absence of significant anomalous scattering, Friedel pairs were merged; the absolute configuration was known from the synthesis. Refinement. Refinement of F 2 against ALL reflections. The weighted R-factor wR and goodness of fit S are based on F 2 , conventional R-factors R are based on F, with F set to zero for negative F 2 . The threshold expression of F 2 > σ(F 2 ) is used only for calculating Rfactors(gt) etc. and is not relevant to the choice of reflections for refinement. R-factors based on F 2 are statistically about twice as large as those based on F, and R-factors based on ALL data will be even larger.
Fractional atomic coordinates and isotropic or equivalent isotropic displacement parameters (Å 2 )
x y z U iso */U eq N1 0.23084 (14) 0.27270 (13) 0.08925 (7) 0.0264 (3) (7) 0.0056 (7) O4 0.0436 (7) 0.0378 (7) 0.0329 (6) 0.0052 (6) 0.0017 (6) −0.0096 (5) C4 0.0388 (9) 0.0287 (8) 0.0224 (7) 0.0058 (7) 0.0008 (7) 0.0018 (7) supplementary materials sup-8 Fig. 1 
